Procedure referred to in Scheme 2
To a stirred solution of 2-chloro-N,N-dimethyl-3-oxobutanamide (A) (1 mmol) in AcOH (4 mL), finely crashed potassium thiocyanate (B) (1.5 mmol) was added at room temperature. After 1 hour, tert-butyl hydrazinecarboxylate (C) (1 mmol) was added portionwise and quickly. In a short time, the reaction mixture turned yellow and was left to stir until the disappearance of A (TLC check, 2 h). The crude reaction mixture was then treated with a diluted solution of 5% NaOH until neutrality, extracted with EtOAc (50 mL), and washed with water (3 × 10 mL). The combined organic phases were dried (Na2SO4), concentrated under reduced pressure, and purified by column chromatography eluting with cyclohexane:EtOAc mixture (from 1:1 to pure EtOAc) to afford II as major product.
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